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is evaporated to heavy fumes with 75 c.c. of i : 3 sulphuric acid, in a porcelain dish. Cool, dissolve as far as possible with 200 c.c. of water and one-third this amount of alcohol. Allow the lead sulphate to settle for several hours before filtering; filter off the lead sulphate and wash it with a mixture of 2 parts of water and i part of alcohol. Burn the residue at a very low heat in a porcelain crucible until the paper is all gone. Cool the white residue and moisten it with a drop or two of H2S04 and ignite the residue again at a dull red heat.
The weight so obtained is multiplied by 0.6831 to reduce to the metallic basis. If the sulphur found is reported as such then the lead can be conveniently reported as metal. The lead however usually is present as the sulphide.
Sulphur. The author uses the carbonate and nitre fusion, melting the spar with 20 grams of carbonate of soda and 4 grams of nitre. The analysis is then finished as in ferro-vanadium high in silicon (see page 17 near the bottom of the page). There is no reason why the sulphur could not be obtained by fusing the mineral in 15 grams of peroxide and then dissolving out the melt in water. The water solution could be acidulated with a considerable excess of HC1 and the analysis finished as in the carbonate and nitre fusion.
In either method blanks should be run through all the operations and deducted.
Carbon Dioxide. Ignite i gram of the sample in the electric combustion furnace in a stream of oxygen for one hour, as in the determination of carbon in steel. The carbon dioxide is usually combined with calcium, as carbonate, in the mineral.
APPROXIMATE METHOD.
The usual approximate method is to attack the spar with acetic acid. The author proceeds as follows (he regards the approximate method accurate enough for all technical purposes): Moisten the finely ground spar to a thin paste with water, add 20 c.c. of glacial acetic acid and evaporate to dryness on the water bath in a porcelain dish. To the dry residue add 50 c.c.